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B xozme ncnbITaHus Ha MaJONMKIOBYIO YCTaJIOCTh 3arOTOBOK TYPOWHHBIX JHMCKOB TypOOpPEaKTHBHBIX
JIBUTATEIIeH, U3TOTOBIICHHBIX W3 TpaHylIHpyeMoro HukeneBoro ciuraBa JI1741HII, Obuti moirydeHs
obpasupl m3momoB. OO6nacTh M3TOMa OblIa HCCIENOBaHA pPa3IMYHBIMH METOJaMHU SJEKTPOHHOMN
MHUKpOCKONINH. B 1nieHTpe n3noma 6bu10 0OHAPYKEHO CKOIUIEHHUE OKPYTJIBIX MHUKPOUYACTHIl C BHICOKOH
KoHIleHTpanued Hf 1o maHHBIM 3HEPrOAMCIEPCHOHHOTO PEHTIEHOBCKOTO MHKpOaHanmm3a. Takue
CKOIUIEHHsI HaOJIIOJAI0TCsl IPUMEPHO B IOJIOBUHE CIIy4aeB M3JIOMOB IOJIOOHBIX 3aroToBOK. ['adyHwuii
SIBIIICTCS JIETUPYIOLINM 3JIEMEHTOM B CIUIaBE, OJHAKO €ro COJAepXaHHEe CTPOTO JMMUTHPYETCS U He
nomkHo mpeBbimatek 0,4 MaccoBbix %. C MOMOIIbIO BBICOKOPA3peIlaloNield MpOoCBeYUBaroOIEH
JIEKTPOHHON MUKPOCKOIHHU, SHEPTOAUCIEPCHOHHOIO PEHTTEHOBCKOTO MUKpPOAHAIN3a U AJIEKTPOHHON
Judpakuuy ObUIO OINPENENICHO, YTO 3TH YaCTHIBI IPEeNCTaBIAoT coboif MoHOKpuctamisl HfO, c
MOHOKJIMHHON CHHTOHMel. HekoTopsle yacTuIpl coiepikar siipa, pa3inyaroliuecs 1Mo 3JIEMEHTHOMY
COCTaBYy U CTpyKType. HacTs siaep conepxkar Takue sneMeHTsl, kak C, O, S, F u np., KoTopsie MOryT
SBISITBCSl MHIMKATOpaMH OPTaHMYECKOTO 3arpsisHeHust oOpasma. Bokpyr Hekoropsix uactun HfO,
OpuTa OOHapy)eHa amopdHas 000J0YKa C BBICOKUM COJIEpKaHWeM yriepona. [lodydeHHbIe TaHHBIE
YKa3bIBalOT Ha TO, 4TO (JOPMHUPOBAHME STUX YACTHIl CBA3aHO C OPTaHWYECKUM 3arps3HeHueM. s
IpeNoTBpalleHuss O00pa3oBaHUA TaKMX OYaroB paspyLIeHHH HEOOXOAUMO IIOBBICUTH YHCTOTY
TEXHOJIOTHYECKHX ITPOIIECCOB NMPOU3BOACTBA.

TypbopeaxmusHnblil 0gueamens, OUCK, OKCUO 2AQHUS, 0eheKmbl ePAHYIUPYEeMO20 HUKeNe8020 CHAABA,
nPOCEeUUBAIOWAs FEKMPOHHASL MUKPOCKONUSL, IHEP2OOUCNEPCUOHHDIIL PEHMSEHOBCKULL MUKPOAHATIU3.

Lumuposanue: Tpyupkun U.H., ApramonoB M.A., OBuapoB A.B., Bacunser A.JI. MccnenoBanue conepkammx radHui
IeeKTOB B TpaHyIUPOBaHHOM HuKeneBoM ciuiaBe DI1741HII, ncnonb3yeMoM A U3TOTOBJICHHUS JUCKOB aBUAIIMOHHBIX
neurareneil // Bectauk Camapckoro yHuBepcuTeTa. ASpOKOCMHUYECKast TEXHUKA, TEXHOJIOTUH U MammHocTpoenue. 2019.
T. 18, Ne 2. C. 89-95. DOI: 10.18287/2541-7533-2019-18-2-89-95

BBenenue

CoBpeMeHHbIE AUCKU TYpOMH ra3oTypOMHHBIX JBUTATENel M SHEPreTUYECKUX YCTaHO-
BOK paloTaioT mpu Temieparypax, gocturatomux 650°C. [l uX U3roTOBIEHUS UCHONb3Y-
FOTCSI )KapONPOYHBIE HUKEJIEBbIE CIUTaBhI (cymnepciuiaBsl) [1]. OCHOBHBIM METOOM MOJTyYCHUS
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TpaHyJl CYNepCIiaBOB cheprudeckoil Gopmbl SBISIETCS BaKyyMHO-UHAYKIIMOHHAS TJIaBKa Me-
TaJljia ¢ MOCIEAYIOUM PACTIBUICHUEM [2].

B pamkax paboT mo mMporHo3upoOBaHMIO pecypca TYpOUHHBIX TUCKOB TYpOOpPEaKTHBHBIX
JIBUTaTeJIe, U3rOTOBJIEHHBIX W3 TpaHyiupyemMoro HukeneBoro cmuaBa JOI1741HII 8 OKb
uMeHu A. JIronbku OBUTH MPOBEACHBI UCCIEIOBaHMS 00pa3IOB, pa3pyIICHHBIX MOCIE HCIIbI-
TaHUH Ha MAJIOIUKIIOBYIO YCTaNOCTh. XUMHUYEeCKHil coctaB ciuiaBa D174 1HII npencrasneH B
tabm. 1.

Tabnuna 1. XuMHUYeCKuil COCTaB IpaHyIMPYEMOTo )KapOoIPOYHOro HUKeneBoro ciutaa D11741HII

OcCHOBHBIE JIETUPYIOLINE ITEMEHTBI, % Mac.

Ni C Cr Mo W Al Ti Co Nb Hf

OcnoBa | 0,02-0,06 | 8,0-10,0 | 3,542 | 5,2-59 | 48-53 | 1,6-2,0 | 15,0-16,5 | 2,4-2,8 | 0,1-0,4

OxoHuanue Taoim. 1

HE BOJIEE
B Ce Zr Mg Si Mn S P Fe
0,015 0,01 0,015 0,02 0,5 0,5 0,009 0,015 0,5

Y CTaHOBIIEHO, YTO 3apOXKIEHUE YCTAJIOCTHBIX TPEIIMH MOXET MPOMCXOIUTh OT Aedek-
TOB, HaXoAAUIMXCs B 00béMe MaTepuaina. [Ipu 3TOM BepOSITHOCTh 3apOXKJI€HHs yCTaIOCTHBIX
TPEILMH OT Ae(EeKTOB 3aBUCUT OT TEMIIEpATyphl U pa3zMaxa HalpspkeHus (wiu nedopmanun),
IIPU KOTOPBIX UCTBITHIBANINCH 00pa3ipl. [Ipu paboueit Temneparype 650°C u UCTIBITaHUSAX 110
MSTKOMY IUKITY ¢ Kod¢p¢uienrom acumMmmeTpud R =0,1 ¢ MakcHMalbHBIM YPOBHEM Hamps-

eHus: nukiaa okoio 980 MIla (maHHBIE yCIOBHS MCIBITAHUS HPOIMUCAHBI B TEXHHYECKHX
yenoBusix (TY) k 3aroToBKaM TMCKOB M BAJIOB U3 TPAHYJI KapOIPOYHOTO HUKEJIEBOTO CILIaBa
OI1741HII) 3apokaeHne yCTaIOCTHBIX TPEIMH OT BHYTPEHHUX A€(PEKTOB MPOUCXOAUT MpU-
MepHO B 80 % OT 001iero koiaudecTBa paspyuieHui. [lomydeHHass 1OJITOBEYHOCTD AJIsI BCEX
UCTIBITaHHBIX 00pa3noB npesbimaer 5000 HMKIOB, KOTOpHIE NODKEH OTCTOSATH MaTepHal
(manHOE TpeOoBaHMe mporucaHo B TY), 4TO yKa3blBaeT Ha TOJHOCTh JAHHOTO CIUIaBa IS
IIPOMBIIIJICHHOTO UCMOJIb30BaHus. B nonosune ciay4aes nedexrHas obnacts ([O) npencras-
nsieT co0o0i KepaMuueckoe BKIoueHue (Hanpumep okcun Ti) (puc. 1, a), mpupoa mosBICHUS
KOTOpPOTO B MaTepHaje U3BECTHA U onucaHa B auTepaTtype [2]. OaHaKko B OCTaIbHBIX CIydasx
J1O npencrasisier co0oi KiIacTep MHOXKECTBA YacTHIl OKpyrioi ¢gopmsl (puc. 1, 6). Kak mo-
KasaJl peHTT€HOBCKUH MUKpPOAHAIIN3, IPOBEAEHHBIN C UCCIIeTyeMbIMU 00pa3aMu, B 9THX 4Ya-
CTHLIAX MTPUCYTCTBYET 3HAYUTEIbHAsA KOHIICHTpauus raduus. ['adHuii sBIsieTcs Jerupyommum
3JIEMEHTOM B CIUIaBE, OJHAKO €r0 COJIEPXKAHUE CTPOTO JIMMHUTHPYETCS M HE JIOJDKHO MPEBBI-
mate 0,4 mac. % (tabn. 1). BersicHenue npupozas! GopMupoBaHHs JaHHOTO TUNA Ae(eKToB
SBISIETCS] IPEIMETOM HAyYHOTO M MPAaKTHYECKOro MHTepeca. [1oBbIeHre YiucTOTh MaTepua-
Ja mpuBenET K yMeHblIeHuto oOpa3oBanus J|O u, KaKk CleACTBHE, K yJIYUIICHUIO yCTalIOCT-
HBIX XapaKTEPHUCTHK JAeTajei. To, B CBOIO Ouepe/b, NPUBEIET K YBEIMUCHHUIO pecypca pabo-
THI JIeTaJeH, 4YTO UMEET OOJBIIYI0 SKOHOMHUYECKYIO BBITOY.

90




Asuayuonnas u pakemuo-KkocmMueckas mexHuka

Puc. 1. Uzo6padicenus, nonyuennvie POM. Ilpumepol depexmos, nabmodaemvix 6 cnnase II1-741HII:
a — Kepamuyeckoe GKIoueHUe (OKCUo mumana), 6 — Kiacmep uz Yacmuy, coO0eprHcaujux 2apuu

METOI[I/IKa NMpoOBEeACHUA HCCJICA0BAHUS

Jlns mpoBenieHus ucciaeoBaHuil Ol BEIOpaH o0pasel U3 rpaHyIMpyeMOro Kaporpod-
Horo HukeneBoro craBa D174 1HII, npenocrasnennsiii OAO «CtynuHCKas MeTauTypruye-
ckas koMmmnaHusp». OOpasel sl UCCIIEOBAaHUS IPEJCTaBlIsAeT co00i 3aroTOBKY, pa3pylleH-
HYIO TTOCJIE HCTIBITAaHUI Ha MAJIOIMKIIOBYIO YCTAIOCTh. [ paHyibl crjiaBa Gppakiiun 1uaMmeTpom
menee 140 mxMm, nomyuenHsie MetogqoM PREP (plasma rotate electrode process) U3 IuTBIX
NUTM(OBAHHBIX MPYTKOB, POU3BEAEHHBIX B MPOLIECCE ABOWHOTO IUIABJICHUS (BaKyyMHOE HH-
JTYKIIMOHHOE C MOCJIEAYIOUIMM BaKyyMHBIM JIyTOBbIM). 3aroTOBKa JAMCKAa W3TOTOBJIEHA METO-
JIOM TrOpsiYero U30CTaTUYECKOrO MTPECCOBAHNUS IO CEPUIHON TEXHOJIOTHH.

@paxkrorpadus nznoma obpasia ObUla MPOBEAECHA B PACTPOBOM 3IEKTPOHHOM MHUKPO-
ckonie (POM) JSM-IT300LV (JEOL, flnonust) ¢ 3HEproAMCIEpCUOHHBIM MHUKpOaHaJIN3aTo-
pom (OPM) INCA SDD X-MAX (Oxford Instruments, CILIA).

[Tonepeunsie cpe3bl (J1laMenu) 0Opas3IoB ISl MOCJIEAYIONINX HUCCIEAOBAaHUN METOJaMu
3JIEKTPOHHOM MMKPOCKOIIMU TOJIyYeHbl B JIBYXJIYYEBOM PacCTPOBOM 3JIEKTPOHHO-MOHHOM
mukpockorie Helios Nano Lab 6001 (FEI, CILIA) ¢ mpumererreM (HOKyCUpOBAHHOTO HOHHOTO
nyuka (OUIT) Ga'; yckopsromue HampskeHus cocTasisamu 30 — 2 kB. Mukpockon ocHaméH
Mukpomanumystopom Omniprobe 200 (Omniprobe, CIIIA) u ra30BbIMH WHKEKIMOHHBIMU
cucremamu ans ocaxkaenus Pt, W u C. Jlns mpenoTBpalieHus HOHHOTO MOBPEXICHHS MO-
BEPXHOCTH 00Opa3iia BO BpeMs MPUTOTOBJICHUS JIaMeIH ObUI HANBLICH 3alIUTHBIA ciioi Pt B
3JIEKTPOHHOM M HOHHOM ITy4Kax.

[TomyuyeHnbIe cpe3bl OBUTM MCCIIEIOBAHBI B TPOCBEYHUBAIOIIEM / PACTPOBOM JIEKTPOHHOM
mukpockone (II/POM) TITAN 80-300 (FEI, CILIA) ¢ koppekTopoM cepudeckoil abeppauuu
30HJa B PeKHUMax CBETJIOro u TéMHoro nosuei. B pexume [IPOM uncnonb3oBancs BbICOKOYT-
JIOBOW KOJIBIEBOM TEMHOIOJIBHBIA JAETEKTOP, PErUCTPUPYIOLINNA 3JIEKTPOHBI, PACCEIHHBIC Ha
6ompme  yrael  (Fischione, CIIIA). Jlanupid Tun  u3oOpaxkeHus  obiagaer
Z-KOHTPAcTOM, BCJIEICTBUE YETro OOBEKTHI, CoaepKalue 0osee TaKENbIEe JIEMEHTHI, BbITIIS-
it ceetnee. B pexxume I11OM ucnons3oBanace CCD-kamepa (Gatan, CIIIA) 4 x4 Meranuk-
ceneit. Jlnas OPM nmpumensuicst Si(Li) gerextop (EDAX, CIIA). Yckopstoiee HanpsskeHHE
BO BCEX AKcnepuMeHTax cocrasisuio 300 kB.
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HccaenoBanue uzjioma

B ouare ycranocTHOM TpemuHbl 00pa3ia OblIu 00HAPYKEHBI YACTHUIIBI C XapaKTEPHBIMHU
pazmepamu 0,5-2 Mkm (puc. 2, a, 6). C nomornisto GUIT ObuTH MOTyYeHBI JIaMENu U3 00J1acTH
oOpasima ¢ yacTuiiamMu Ha moBepxHocTH (puc. 2, ). HeoOXomuMo OTMETHTH, YTO BO BpeMs
YTOHEHUSI MOYYCHHBIX JIaMeJiel ObUI0 0OHAPYKEHO, YTO HEKOTOPHIE YACTHIIBI HEOTHOPOIHBI
¥ MOTYT UMETh sA7Ipo (KpacHas CTpesKa Ha pHcC. 2, 8).

Puc. 2. U3o06pasicenus uacmuy, nonyyennoe POM:
a — oyaz mpewunsl, cooepICAuuil Yyacmuybsl; 6 — yseruyenHoe U300pajiceHue 4Yacmuy;
6 — cpe3 obpasya (benvie cmpenKu - Hacmuybl, KPACHAs CMPeENKa — 10pPo 4acmuybl)

Ha puc. 3, a npencrasieno [19M nzo0paxenue oaaoi gactuipl. C moMompo OPM u
aHaJIM3a N300paKeHUI KPUCTANIMYECKO CTPYKTYpHl (pHc. 3, 6) U 3JIEKTPOHHON TU(paKkLuu
(puc. 3, ) ObLIO OIpeeNIeHO, YTO AaHHAS YaCTHIA MpeIcTaBisieT coboil Bkimoyenne HfO, ¢
MOHOKJIMHHO# cuHronuei (np.rp. P2,/c; a=0,51; ¢=0,5 um; £=99) [3].

o

Puc. 3. Uzobpasicenue oonou uacmuywl, nonyuennoe I[1IOM:
a — uzobpasicenue vacmuyvt HfO,; 6 — uzobpadicenue kpucmaniuieckou
cmpykmypol HfO,,; 6 — anexmponocpamma om wacmuybl

Kak 6p110 MOKa3aHO Ha pUC. 2, 8, HEKOTOPBIE YaCTHUIILI coAepxar siapo. Ha puc. 4 npen-
ctaBieHbl [IPOM n3o0paxenus yactuil ¢ sapamMu. BugHo, 94To syipa 4acTHIl 3aMETHO TEMHEE
o6onouku HfO,. M3 aToro crnenyer, 4To sSApO COCTOUT U3 Oonee NErkux 3nemMeHToB. IPM mo-
Ka3aJl, 4YTO COCTaB fAJiep 3HAUUTEIBHO OTIMYAETCA OT COCTaBa OOOJIOUKH M OCHOBHOI'O Mare-
puasia obpasiia, a TaKxke MexIy coooi. Aapo Ha puc. 4, a conepxut Ca, S u C, Ha puc. 4, 6 —
C, O, F, Mg, Ti u Nb, na puc. 4, 6 — Al, C u O. Hayimuue B sigpax Takoro 3jieMeHTa Kak (GTop
KOCBEHHO yKa3bIBA€T Ha BO3MOXKHOE 3arpsi3HEHUE MaTepuala dJeMeHTaMu (ToporuiacTa, Ko-
TOPBIIl MOKET MPUMEHSATHCA B YIUIOTHEHUAX [2] OYHKEpOB AJsl XpaHEHMsI, TPAHCIIOPTUPOBKHU
rpanyi. beuto 0OHapyKEHO, YTO SIpa MOTYT OBITh KAK MOHOKPUCTAUTMYECKUMHU, TaK U TIOJH-
KpucTtaymmiyeckumu. [1o momydeHHbIM JaHHBIM MOXKHO MPEIOJIOKUTh, UTO B oOpasell mnorma-
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JIM YacCTHILIbI 3arpsi3HEHHs, BOKPYT KOTOpBIX cdopmupoBanack obonouka HfO,. IIpumepHo
MOJIOBMHA HAOJI0/IaeMbIX YacTHUIl coeprkana siapa. Ho HeoOXoaumMo OoTMETUTh, 4To 00paser|
s [IOM uccnenoBanuii npezacTaBisieT co0Oi TOHKYIO JaMeldb M B HEKOTOPBIX YacTHIaX
[EPBOHAYAJIILHO MOIJIM IPUCYTCTBOBATH sJIpa, KOTOpbIE HE Nonanu Ha cpe3. [loaTomy yacTuig
C SIIPaMU MOXKeT ObITh OOJIbIIIE TTOJOBUHBI.

Puc. 4. Uzobpasicenus wacmuy HfO, ¢ s0pom (20pa obosnauenvt cmpenkamu), nonyyennoe [IPOM:
a — yenas yacmuya, 3auuwénnasn cioem Pt; 6, 6 — uacmuybl, no8peNCcOEHHbIe NPU UOHHOM YIMOHEHU

Taxxe ObUTO OOHAPYIKEHO, UTO BOKPYT YacTUIl HaOmrogaeTcss amopdHas 000109Ka, co-
CTOSIIIAsE MPEUMYIIECTBEHHO M3 yriepona (puc. 5). ITo TakKe CBHICTCIBCTBYET O BIHMSHUU
3arpsi3HEHUs Ha (POPMUPOBAHHME YACTHII.

Puc. 5. Ceemnononvroe uzodpasxcenue epanuyst yacmuywl HfO,, nonyuennoe [IPOM,
u amop@uot 060a0uKuU. TIYHKMUPHLIMU TUHUSMU ROKA3AHbL 2DAHUYbL AMOPPHOU 00010UKU

3aKjao4eHue

[IpoBenénHoe uccieqOBaHUE TMO3BOJIUIO YCTAaHOBHUTH, YTO OOHAPYKEHHBIC KIIACTEPHI
YaCTHIl, OT KOTOPBIX BO3MOYKHO 3apO’KJIEHHE YCTAJIOCTHBIX TPEIIWH, MPEACTABISIOT COOO0M
kpuctammmaecknit HfO, ¢ MOHOKIIMHHOW CHHTOHWEH. BTN BBISBIIEHBI KaK OJTHOPOJHBIC Ya-
ctuiel HfO,, Tak 1 9acTHIBI ¢ MUKPOCTPYKTYPOH sIAPO-000JI09Ka, Y KOTOPBIX 000JI0YKA CO-
crout u3 HfO,, a simpa pa3nuyaroTcs Mo COCTaBy U CTPYKTYPE U MOTYT BKIIFOUATh Pa3IMYHbIC
anemMeHThl. Hanmnume momoOHBIX YacTHil okcuaa radHusl pa3indHON MOpP(OJOTHH MOXKHO
OOBSICHUTH IPUCYTCTBHEM B MaTepuase 3arps3HeHHI, coepkamux kuciopo. [Ipeamnonoxu-
TEJIbHO JIaHHBIC 3arpsi3HEHUS SIBJSIOTCS OPraHMYECKUMU. JlJIsl UCKIIFOYEHUS TMOSIBICHUS IO-
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JIOOHBIX 0YaroB paspyIlleHuil TpeOyeTcst MPOBOAUTH PabOThl, CBS3aHHBIC C MOBBIIICHUEM YH-
CTOTBI TEXHOJIOTUYECKHUX ITPOLIECCOB IPOU3BOJICTBA.
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In the process of low-cycle fatigue testing of blanks of turbine disks of turbojet engines made of
granular EP741NP nickel alloy, fracture samples were obtained. The fracture area was examined by
various electron microscopy methods. Accumulation of rounded high-hafnium micro-particles was
detected in the center of the fracture according to the data of energy-dispersive X-ray microanalysis.
Such clusters are observed in about half the instances of fractures in similar blanks. Hafnium is an
alloying element, but its content is strictly limited and should not exceed 0.4 mass %. Elucidation of
the nature of the formation of this type of defects is a subject of scientific and practical interest. Using
high-resolution transmission electron microscopy, energy-dispersive X-ray microanalysis and electron
diffraction, it was determined that these particles are monoclinic single crystal HfO, structures. Some
particles contain nuclei that differ in their elemental composition and structure. Some of the nuclei
contain C, O, S, F, etc. that may be indicators of organic contamination of the sample. A high-carbon
amorphous shell was found around some HfO, particles. The data obtained indicate that the formation
of these particles is associated with organic contaminations. To prevent the formation of such centers
of destruction, it is necessary to improve the purity of the technological processes of production.

Turbojet engine; disk; hafnium oxide; granular nickel alloy defects; transmission electron microscopy,
energy-dispersive X-ray microanalysis.
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